A1 1 reagents used were analytical reagent grade unless otherwise stated.
Deionized water was used. The anion exchange resin used i n this work was BioRad AGl-X8, 100-200 mesh, i n the acetate form. Iodine standards were prepared from sodium iodide i n a solution 0.009 0.009 M in sodium sulfite. They were stored i n a desiccator over water t o minimize evaporative losses. i n sodium hydroxide and A dual head, variable speed, p e r i s t a l t i c pumping system was used as received.
in-house fabricated glass "Y" i n t o two 0.5 mL beds of anion exchange resin.
These beds were held in 1000 pL HDPE pipette tips w i t h quartz wool. A second pipette t i p inserted i n t o the first kept the bed stationary. The target flows were about 0.5 mL min" and 0.1 mL min-' for the two legs of the "Y".
encountering the anion exchange resin. separate receptacles t o permit measurement of individual flows through each leg of the 'lY''. The sample split was calculated from the mass of these flows.
Polyvinyl chloride tubing was used i n pulling a sample through an Samples contacted only glass, quartz wool, and HDPE before Pump effluents were directed t o
After passage of a sample through a bed, t h a t bed was rinsed w i t h several bed volumes of deionized water t o minimize the sodium content o f the bed.
Excess water was drawn o f f , the second pipette t i p removed, and the bed heat sealed i n i t s pipette t i p . A sample number was imprinted i n t o a sealed end using clean steel numbering stamps before the sealed area cooled. These sealed tubes were then submitted for determination o f iodine by neutron activation analysis (NAA).
Two "real" pairs of samples were included w i t h each s e t sent for NAA. These pairs had been prepared by the combustion of.Citrus Leaves, NBS SRM 1572, i n an oxygen atmosphere followed by trapping i n a 0.1 fl sodium hydroxide -0.1 sodium sulfite solution.
placed on the leaves before burning. described above.
For the spiked samples, 10 pg of NaI was These solutions were also processed as
Results:
No iodine was detected i n a blank which consisted of a sealed pipette t i p containing quartz wool. The results of NAA of other samples are presented i n Table 1 and Table 2 . Facility A was a commercial activation analysis f a c i l i t y . The t u r n around time from the date we shipped the samples u n t i l the time results were FAXed t o us was 11 calendar days. Facility B was a university based reactor; i t s t u r n around time was 65 calendar days.
The tables compare the iodine added t o the net iodine found for each sample and report the percent difference. In the case of Facility A, the percent difference was within 30% for the higher concentrations. This accuracy was considered acceptable for the proposed use of these analytical results. For Facility B, the percent differences were somewhat higher.
The most significant result of these NAA determinations is the higher than ' Submitted i n random order; reordered and renumbered here for cl ari t y .
Mean blank was 1.151 ?: 0.0561 pg iodine.
Original s o l u t i o n contained a calculated 3.8 pg of iodine; 23.1% o f s o l u t i o n (0.88 pg I ) passed through this bed.
Original solution contained a calculated 4.0 pg o f iodine plus a 10 pg spike of NaI; 25.9% o f solution (3.6 pg I ) passed through this bed.
